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U.S. Environmental Protectiion Agency SAS Number
CLP Sample Management Office

209 Madison Street, Alexandria, VA 22313
PHONE: (703) 557-2490 or FIS 557-2490

SPECIAL ANALYTICAL SERVICES
Regional Request

|—| Regional Transmittal I_I Telephone Request

A. EPA Region and Client: EPA Region III
B. Regional Representative: Colleen K. Walling
C. Telephone Number: (30l) 266-9180

D. BDate of Request:

C.
E. Site Name: Sh—wQP«n—P Qh\o'ﬁb—i—y Telroare "b)

Please provide below a description of your request for Special Analytical Services

under the Contract Laboratory Program. In order to most efficiently obtain

laboratory capability for your request, please address the following .
considerations, if applicable. Incomplete or erroneous information may result in

delay in the processing of your request. Please continue response on additional

sheets, or attach supplementary information as needed.

1. General description of analytical service requested:
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2. Definition and number of work units involved (specify whether whole
samples or fractions; whether organics or inorganics; whether agqueous or
soil and sediments; and whether low, medium, or high concentration):

9 lows Cmc,u&vﬁhméﬂ—- Su—@Qu: Fbﬂ-—*‘ [ Labovprtowy

The awarded laboratory is responsible for meeting all requirements as .
specified in this client request. fny changes in method(s) oOr otf;er; .
specifications must be approved by Region III prior to the award._

referenced Statement of Work must be used including all current revisions of

that SOW. If these stz.mlatxa'ts are not met, Region III will recommend review

for rechured payment. §R3Gh007
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4.

5.

Program (specify whether Superfund (Remedial or Enforcement), RCRA, NPDES,
etec.), Justification for analysis and Site Account Number:

&.@.U\M L’:‘»_zéa\w, OT‘“D&cgN'PHG.

8SAS Approved By: .
Estimated date(s) of collection:

Estimated date(s) and method of shipment:

Approximate number of days results required after lab receipt of samples:

Dats prclnse. dur 25 dags ot~ VTSR of Leot SompR

Analytical protocol required (attach copy if other than a protocol currently
used in this program):

PLISEY g

Special technical instructions (if outside protocol requirements, specify
compound names, CAS numbers, detection limits, etec.):

S.QLA—'H'M#‘

Analytical results required (if known, specify format for data sheets, QA/QC
reports, Chain-of-Custody documentation, etc.). If not completed, format of

resu%ii w‘:{.—i]‘.'(:z left to ir{ogram dis#el%oanQ 2 -~ <

Dat._a pa;kage must  include: all raw data, all instrument and/or equipment
Calibration results, calculations, blank results, duplicate results, chain of
custody forms, SAS request forms, SAS packing list(s) or traffic reportis), copy of

airbill(s), and copies of analyst's logbooks(signed by analyst) with date and time
of sample preparation and analysis.

The cover page anjd all sample report forms MUST be labeled with the complete EPA
sample number as it appears on chain of custody and COLP paperwork.

The case narrative must document all problems encountered and the subsequent
resolutions. List instrumentation and methods employad for analysis.




11. Name of sampling/shipping comtact:

Phone:

12, Data Requirements

Parameter

13. QC Regquirements
Audits Required

one Swﬁ’l—}‘

e

Mmbr%m

e Qumtd_

14. Action Required if Limits are Exceeded
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15. Request prepared by:

Date:

16. Request reviewed by:

Date:

Detection Limit

]\-[\ *Eﬁrar1\éluu«51 £;CE~»|(_» C”'éa' Se—j
ol Quant Wt' At cMuJ«:‘QLMM
el MR s =

Frequency of Audits

Precision Desired
(+ pr - Concentration)

f*fca54114¢<=
—+£m\

Limits
(Percent or Concentration)

lﬂ—bar‘ﬁc \o‘l‘o be  cwl

Mu_ qvwcggo/o LPp ) -
o

&l {13) 0C neacunemendts abrie

Please return this request to the Sample Management Office as soon as possible
to expedite processing of your request for special analytical services. Should
you have any questions or need any assistance, please contact your Regional
representative at the Sample Management Office.
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ATTACHMENT #§ - PCB Analysis

1. Composite fish samples by grinding. Weigh approximately 10 grams
of fish, then grind the 10 gram sample with 30 grams of anhydrous.
sodium sulfate (N22504). Allow the mixture to stand until
dry and sandy in texture (2 minimum of 24 hours), The purpose
of this step is to ensure the fish tissue is in intimate contact
with the sodium sulfate and moisture has been completely remcved
from the fish tissue. 0No not proceed to the extraction until
the tissue has been dried,

2. Transfer the fish tissue and sodium sulfate to a large extraction
thimble and cover the mixture with a hexane-rinsed glass woo!
plug. This will prevent the solids from leaving the extraction
thimble and entering the solvent, Perform a soxhlet extraction
for & minimum of 16 hours with a minimum volume of 100m! of
methylene chloride.

3. Transfer the methylene chloride extract into a 250ml or 500m)
Kuderna-Danish apparatus. Boil down the extract on a steambath
and perform a solvent exchange into 40m] hexane. Reduce hexane
volume to 10ml or less, and clean-up with 2ml concentrated ’*
HoS0a, as per the attached literature reference.
25U, 85 P N&&mﬁL

4, Analyze by GC/ECD. Calibration must include 3 concentrztfnns—-—*
of PCB standards (Arochlors 1242, 1248, 1254 and 1260).~ The Ff}h
analysis of the extract must be within the standard range or a
dilution is required. Blanks carried through the extraction
procedure must be analyzed .

Dre_of the samples 15. to be anaIyzed in duplicate - 1nc1uding dup11cate
extraction procedure, The last analytical run should be a medium
concentration check standard, If the response factor change is
>30% of the initial calibration medium concentration standard, all
associated samples must be reanalyzed. 1f blank chromatograms exhibit

> 0% fc—w— Comauctn? a1l associated samples
h"‘h‘“&" must be reextracted and reanalyzed. QM

5. Second column confirmation of positives >1 ppm required., Calibration > J&L
and other requirements are the same, except only relevant Aroch1oror~F€S
standards need be run.

£ Recuigd sAm Quqrh-i'*f'w(-%ltm\'*' a—aﬁ‘l‘ﬁfée_‘\‘

Cmgrde o 0,25 (94 wet wighor

¥ ITA
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_OR-JJDM Sitica Grl Cleansp
Trmert sl wad of glass wool July Butt tube.

Adi] ca 1 o Inyer sahydrous granular R0, and
€-7 g silica get. Tap tube o lovel and wet with

C11Cls: then place clean eel boaker
wvder Butt tube. T 1 eontaining benjena-ace-
sonitrile solution of sample ing further
cleanup, add e & ml CHC! e (941). Teans-

for wolution quantitaty to Butt tube with pipet.
Binee wial with ea 5 ml CHCly-acetonr (9+1) and
add to tube. Let sulation drain befors adding es 40

sl CHCl-acetoue (@+3~Eraporate solution an

steam or water bath and t er tesidue to origingl
winl. Repeat TI.C development. .
:_ Jesulty iscuseion

The abovs rapid purificatiou procedure was devel-
opcd after observing that the major Interferpnce.in
detection of aflatoxius on FLOC plates was cdused by
sumpotnds which were more strongly adsotbed en
silica gel than aflztoxins. Aflatoxine wure separated
from theve iinpurities by adjusting the elnting power
of the residue sulution to allow the pa‘«gge of the
afiatorin [raction, but pot the impurities, through a
shorl colwinu or plug of silica gel. The purification
atep was thuy reluced to nf_simple filtration step
which can be completed in about 10 min s compared
2o the AOAC thromatographic yurification step re-
quiring more than 90 min. Farther reduction in
munlyuis time is nccomplished in'the liquid extraction
step with cbloruform. Dilution of the solutian (1)
gather thau cvapazation reduces the annlysis time
by ru zdditiund 30 min. With thewe simplifications,
w1 aholyels can be completed in abant 75 i R
eomnpe ed to about 233 hr by the AOAT mathad.

oTable 1 cuntains results from the AOAC (2) and

. fi ;‘ S%t\normnmw(‘-’o‘-ﬁ.xe-ﬂm

Tobis 1. Afatexin sontent of sentomiasted sotten.

soed mosls 33 detevmined by ADAL sad

anedifiod terric gol mothods .
B pg/xg O, agNg
Bea! ADAC Fe Got ADAC  Fe e
&1 e m »
b 2 %3 a0 ® :
-1 [ 11 o1 (71 %
B3-S ns &85 » »
T =N 15 - m 13 - -
n-4 " 1] &% »
b il ne 87 | »n »
313 n %7 » »
&0 1”52 b &% s
20 25 m L -4 [ ]
»n-20 > »2 h 4 |
826 Y & | [
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the modified ferric gel methods. In all enses, total
recovaeries of sflatoxins were higher by the festic grt
- method.

The method described has T additions! featuzes
which are worth streming. One is that & nwre effec.
tive removal of plant pizments such as carofenoids,
eblorophyll, aud gossypol is oblained with ferric gl
than with lead acetate. The second is that digaeal

of the Lazarduus Jead salts into water efiuent o5
termy is eliminated.

1)
@

A

« Rerzeeycrs -
Velasco, J. 11970) JAOAC §3, 611-616
Oficiol Method of Avalysis (1970} 11th Id,
AOAC, \\"ahin;ton, D.C., ses. 26.031-26.039

Recrivet Febryary 25, 1972,

This paper was presented st the AOCI-ISF World Coagress,
Bep® 29-Oct. 1, 1972, 8¢ Chieago, L

L

- *

Sulfuric Acid for the Cleanup of Animal Tissu _
Acit 4.ei Vs Chicinoted Hydrocarbon Residues )

Byi °

Pact . e eenit g =50

Hiolagh w1 sdtances Interfering with pesti-
cide residue analysis are removed from hexune
extracts of auimal tiscues by shaling them
with conreptrated 111804 Recuserier are ye-
prcicd Bur several cllarinatel hydrmcarbon

+ gresticidos and polychly inated biphenyls (PCH)

from Sy sxlracie. 515, teertment dostroys
dictdrin mud srzannpha phate posticides, but
afi-eds m rapid, efficieai_. nnd ecenamical
lianup of sninl tivenss S the armlysis of

- PCE & Yob
&0 -/ /S
sHare!

i

S Y (Hopking Marine Station of Stanford Univerity,

3
a‘;. for Analysis of

L4

.

J .
DDT, PCE, and other acid-stuble chlorinated
hydriyarbon reidues.

The u+e of gasliguid chromatography (GL.C) with
electron capture detection for the analysis of chluri-

mated h

¥drocarbon residuss requires the perine sepa-

ration of these residues from interfering Diological
pubstances. Most of the cleanup methuds wsed for
this separation employ adiorption eolumn ehroma-
tography and constituts the mo-t dillicek and time-
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. eersuming step in residue analysis. Lome of the Results and Discusston
, Nkm.m&ﬂdﬂthmmmm Table 1 & e .

-tu&mlhmm?dwhm‘ - gamounts of pesticides snd PCB were sdded 1o fish

preparation, the large quantity of glasevars s sauacls Mefore and alter Bipid extraction by the

quired, and the errors that may be introduced by gaethod of Stanley and LeFavours (1). Lipids ware !
uyoradsorptinlouormiduaonthewlumnnd mﬁh;dw‘%m“w .-

. from interloring substances present on the adsorbent g ag described. Aversge recoveries ware near 1005

ot in the eluting solvent. L for most sompounds tewted. Aldrin, heptachlor

Sulfuric acid is weed a6 & cleanup agent in the _ppoxide, and endria recoveries were approximately

| method of Stanley and LeFavoure (1), who spply ~ 30% lowsr. Dieldrin, malathion, and parathion were

| scid-impregnated Celite to the eleanup of acid-  gestroyed. PCB components § and 7, Fig. 1, sould

#0 maxsy of the problems listed ebovo. . of the relatively large DDE content of the samples.

oThis paper evaluates the rapid, effcient eleanup  J¢ should be noted that the olten wed extraction

which results from shaking hexune extracts of ani-  gechnique of Stantey and LeFavoure (3-5), which

sal tissues with concentrated sulluric acid. This gmploys & hot perchloric-acetic acid mixture, de-

soethod roquires no special preparation of reagents  gtroys severa! compounds which survive treatment

and & minimum of glassware, snd normally obviates  with concentrated sulfuric acd. Of the eompounds

the need to concentrate extracts before GLC. The  gegted only heptachlor epuxide was afected deis by

spplication of this cleanup to the analysis of residues  the digestion step than by the eleanup procedure.
fo animal tissues i described. . However, the combinalion of these snethods results
METHION o very rapid snalyses of those residuss which do

purvive both procedures.
Reagents The results of & companstive experiment por-
@) Sulfuric ecid —Reagent grade. formed with 10 replicate aliguots of fish lipid exteact

() Hezane—As specified by the manufacturer are presented in Table 2. Each aliguot was equiva-
%o be suitable for pesticide residue snalysis, using  Jent to 321 mg Fsh tizsue. Mall of the samples were
electron eapture detection. . . eleaned up by & method using Florisil column ehro-

{c) Reference standards. — 1,1,1-Trichloro-2,2- matography (G), and the ether hall were treated
bi_',(r-ch\mophenyl)ethane {pp'-DDT); J1di- with sulfuric acid. The mean values determined for
¢chloro-2,2-bis{p-chlorophenyl)ethane (».p-DDL);  the 4 residues found were 7-15%% higher by the acid
l,Idich!om&,!—hb(p&lumpheuy!)e'.hy!ex:e (p.p’- metlod than by the Florisi! methad, and the coefii-
PDDE); 2—(o-chlorophtny!)oa-(p-chbrophenyl)-1,1,l- cicnts of varistion by the acid method were virtually
trichloroethane  (s,p-DDT); 3-chloro-2,2-bis(p- the same as the coeflicients of variation for seplicate
ehlorophenyethylens (ODMU); y-chlordane; o . GLC snalyses of the sanw extract. .
eblordane; y-hexachlorocyclohexane (indsne); diel- - The cleanup method daecribed here is applicable
drio; endrin; aldrin; heptachlor epoxide; malathion; o the analysis of the most persistent of the chlori-
and parathion were supplied by. Fuvironmental mated hydroearbon resicuss, and jts speed, economy,
Protection Agency, Perrine, Flo. The mixture of and efficiency make t 8 waluable tool for ALY
Po‘;'.chloﬁmged biphenyls (PCB) wed was Aroclot®  experiments or environmental studies which require
1254 provided by Moamnto Co., Bt. Louis, Mo. the analyss of numerous ramples.
) I ’ . Bulluric acid as & cleanup sgent was first used in
Cleonup Procedure - this laboratory for the sdditional eleanup of sea
(a) For edditionnl deanup.~Put 10 ! Insuffi- mammal extracts which kad been inufficiently
elently cleausd up extract into 15 m! glassstoppered cleaned up Ly shaorptive methods (6-5). Fxtracts
eentrifuze tube, sdd 1 ml H,S0,, stopper, and shake  which had resulted in pror chromatograms or which
wvigorouly 30 sec. Let phases separate severat hror  Baé damaged GLC columns eould be analyzed after
centrifuge 10 min 3t ea C0J rpm. Analyze hexane  this treatment. Although the method destroys diel-
phare by gas chromatography with electron capture @rin ind organophosphonss rompounds, Woods and
detection. : Castle () point sut that removal of acid-lobile
@) Initict elcanup.—Add 3 i HsSO. directly to  pesticides from powible GLC interference ean be pu
$-10 m! hexane extract of tisue and ghake vigor- sdvantage in the analysisof DDT and PCB residues.
* gusly 30 sec. After phases separate, amalyze clear, e .
eolorless hexane extract by gas chromatography. it Acknewlndzments
R i mecessary to concentrate extract to <2 ml, The sathor wishes to thank Anne Edwards and
» transfer hexane dhase to snother tube prior 8o James W. Eote for contriduting to the developrmant

. : soncentration. - of this method. N
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' SOURXAL OF THE acat (Val. 55, Ko. &, 197
_ 02 _ : (Vel. &5, Ko. ¢, 19 AXXOUNTE Y
- - .
) i Tadiel. Recovarin of PCE sod pesiicides from Hish Ussus ond Nah Yssue vxtracts
p :_. Bec. Afer Addn o Bec, ARer Addn o
flah Lipid Ext Tissue Bejore Lipid Exin
~ -~ Muscle, Swersgs® Range, Swerege®  Ronpe. - The follo
), ""E. Compd Added PP % % % % - Referees ki
v ] rcst \ B | .08 » 2-13 m | =3 ~
" pes 2 o817 ] #4100 » N7 .
x X 4 9.047 » 92-100 » ®a03
I 3 9.852 ) 72-102 ” =300
- | ] 8.832 m 83-10? L 9-3%2
- » 8.858 w2 9%-2107 | %13
e . n .95 » Be-105 ”s %5
- - 12 : *8.025 0 82-303 ® - RIN T -
: 13 0.815 »d 9-)01 ”» 9103
. u s810 . W $2-105 » "n-307
bt . » .91 »l 9105 b} 9-105
Undane .85 ”® 95101 m »-103
Aldrin 8.85 4 9. n =17
. Heptachlor epoxide 4050 )} - 8-92 ] a3 8L Gotr
aChiordans .100 » 5-10 » 010 '--“'
o Chicedane 8.300 » "-5 L L =) Bow Cher
DL AU 8.100 ” $7-100 - »-23 Rennsd
p»"DDE .30 » 97-100 » "-102 : H. J. DisY
#.5°-DDT 0.1 » -101 [ 6 Dow Chen
#."DDD $.300 » 9%6-100 » -1 . :
#5007 010 ”n %-101 "o 5-03
Endrin 2.30% N 82-37 - * .
Dieldrin :.;gg : 3¢
Malsthion B - BRUGS, AL
Parsthion .20 4 -5 . . tein,
& Average of 4 snslyses. t“""s:
84,600 ppm Araczlor 1258 was added, snd the component (Fi2. 1) concentrations were estimeted from a gas chwo- Fulton 5t.
matozram of a standard solution by the method of Rote snd Murphy (2). Rawwelti>
28 analyres, Williamn t-‘

‘ € Mading

Eablu 2. Reslduss {ppm) of psaticidon In replicate
samples of lish lipid cletned up by 2 matheds .:uss‘. '
. 4
Acld Method Florish Rethnod ‘l':n,lrr‘

Resicue  Mosr 2% Moar G'S bkt

Lintdans .31 L3 [, ] E X Mass 5

»»"-DDE 8.62 1.2 .58 2 aminant

' #5020 07 20 0K & - s Ftour]

p.p"-DDT [ &} 33 .7 4.9 Swe,, Bro

® Ltean of § anal . .

2 § Coefticient of veriation. "“::ggs
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: £ Rote, J. W, & Murphy, P. G. (1971) Ball. l'.hiMM&

i Enciron. Contam. Tazicol. 6, 371354 . First Ave
G) Woods, L. A, Jr, & Castle, W. T. 970)

e e bt JAOAL 53, 13041305
P ] [ | ] © [-] [ 1) Rizebrough, . W, Benrel, D. B, Martin,
MINUTES . D.85,, &0ivott, H. 5. (1967) Neture 216, 389-591
FIG. 1=Gas chtemategram ol Aretieor 1754 standard. ) Cox, J. L. (1970) B’tlu_rr 227, 182-103
. . &) Folicide .lualyn:m! laxwal (1970) Vol. 1, Food -
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